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Sir; 

I, KatsuytOsi MIYA2AK3, residing La Mie-kcn, Japan, hereby decides and slates 
as follows: 

1, TbM I am thoroughly fainiiiar wife Oxe contents of U.S. Application 
Serial No. 10/571,582 filed on Match 10, 2006, entitled POROUS SILICA HAYING 
\ - FIANCE CARRIED THEREON, Its prosecution before the United Suites Patent 
and Trademaik Office and the references cited therein, 

2, I am a graduate of The Mie University Graduate School of Medicine, 
Department of Stem Cell and Developmental Biology and received a master's degree m 
she yeas 2009, majoring in developmental biology and technology 
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3 . That I have been employed i» laiyo Ksgaku Co., Ltd . in the year 
2009 and have been assigned to the Research Laboratories. 

4 I have been Involved In the research and development of mesoporous 
silic* since 2009, 

5, The Mowing aliments were conducted by myself or under my direct 
supervision and central in order to compar e and study the porous silica of the present 
invention with fee lumpy mesoporous silica of WO 98/14399, in order to distinguish the 
present Mveniioa with the WO 98/14399.. 




Exmpie 1 of Porous Silica of the present invention. 

Specifically, 50 g of No. i sodium silicate (Si0 2 /Na 2 0 - 2,00) 
inaaufactured by Nippon CheaJiical Industrial Co, LTD. was dispersed it? 
1000 mi of a 0.1 M aqueous solution of ocu^ltrimctfaylammoniuia chloride 
[C#i 37 N{€H 3 );XlJ, & surfactant, and the dispersion was bested at 70°C for 3 
hours while stiiring. Thereafter, while heating the mixture at 7G*C and stirring, a 
2 N hydrochloric acid was added to the dispersion to lower its pH to 8 .5, and the 
mixture was further heated at 70°C for 3 hours while stirring. A solid product 
was temporarily filtered and re-dispersed in 1000 mi of ion-exchanged water 
while stirring., The procedures of .filtration and dbpetsion-stkrkig wer e repeated 
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5 times, mi thereafter the residue was dried at 40*C for 24 hours. The dried 
solid product was heated in nitrogen gas at 450*0 for 3 hours, and thereafter the 
bested solid product was baked in air at 55CTC for 6 hours to give a porous silica 

A, 



1-2 of WO 98/14399. 

Specifically, OJ mol of anhydrous sodium 



1 0 .1 mol of 



>l-Lofi< 



dissolve at 70°C- further, 2N HCi was added to the solution, to adjust its pH to 8.5. 
Thereafter, nusing with water was repeated 5 times, washed with acetone, and dried. 
This dry powder was baked at 7O0*C for 5 hoars. 




1) The difference in particle swes of each of the porous silicas was con&nied by 

BBCKMAN-COULIER). The results are shown in FIG . 1 sod Table L 

2) Using each of the porous silicas, a flagrance-hol^r of 'lavender oil was prepared. 
These holders we allowed to stand in a thensosW kept at 40°C for t to 3 weeks, and 



Application No. 16/571,582 

Art M MM 

Rttle 132 msMr&tiim 



Docket No.: i42^67l2P{JSl 
Page 5 of 6 



TABLE I: Average Particle Sfee of Eaeis of Porous 





Average Particle Size _ 








■.-I 



Table II: Evaluation of Sustained Release Property of Flagr&aee 
(Evaluated Ihmag 1 to 3 w»k$) 



Reskteal Amount 


1 week 






-V 


993% 


" 919% 


98.6% 


Ponros Silica of 
WO 98/14399 

.... 


81.3% 


66.9% 


59.2% 



Table III: S™ry EvaluatioA of: 



Sensoiv Evaluation 
of Lavsnfc Oil 




2 weeks 


3 weeks 


PojousSi&caof 
Present Invention 


3,8 


3.2" 




Fosous Silica of 
WO 98/14399 
(Example 1-2). 


4,8 


3.7 


3.3 



It can be seen ftom fee above evaluation results that fee results of the residual 
smowt of lavendei oil of 99% after 1 to 3 weeks show the presence offiapauce upon 
sensosy evtifau&u even after 3 weeks., thus, the poious silica of fee present 

application releases fragrance in a very small amount. I.e. shows excellent sustained 
release property. 
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la the evaluation method of sustah 

Invention and the porous silica of WO 98/14399. Has 
be cms&d by the difference in the particle size- More 
mferopoitt would be larger in the parous silica of the 
iatger particle m« } leading to a laager depth of micros 



in the piopeity would 
the depth of the 

to of its 



Statement Under 18 ILS.C § 1001 
The undersigned petitioner declares further that all statements made herein of 
his own knowledge are true and that all statements made on information and belief are 
believed to he true; and fuither that these statements were made with the knowledge 
that willful false statements and the like so made axe punishable by fine or 
imptisonmeat, or both, under Section 1001 of Title U of the United Stales Code and 
that such wilful false statements may jeopardize the validity of this application oi any 
patent issuing fceaeon. 




Ka&uyufci M1YAZAKJ 



Date 



